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Antibacterial nproperties of Streptomyces,
Arch. immun, ter, dosw, 5:225.230 1957.
(STREPTOMYCES, culture

isolation of mumerous strains frop 8011 gamples (Pol))

I, Isolation or Streptomyces,

800023-6
APPROVED FOR RELEASE: 06/23/11: CIA-RDP86-00513R001033!



POL.HD / Plant Physiology, Gonora], I

abs Jour Rof Zhur - Biol,, Wo, 1, 1959, No 1254

author t Boratyngkn, “anda; und,ﬂiggglgki, Tadougz,

Inst t Instituto of odigqy Plantg )

Titlo ¢ Bffoct of the Ultragound on Morphine Contont in tho Opiun
Poppy,

Orig rub Biul, Inst, Rosl, Loezn,, 3, No, 3, 251~256, 1957

abstract The oxposuro of scods tg wtrasound in dogog of 0,5-1
wotts 8q,cm,, 800 kilocyclos for 30 soconds 4o § rinut.g
0ausod soro roduc tion in the morphing rontent of tiug opiug
Poppy plant, to an oxtont incroasing with the G080 and dy-
ration of oxposura, Thg voight of tho socds of oxporimon..
tal plants wag 2 1ittlo lowor than that of the control plents,
and it did not dopond on thg intonsity ang duration of action
of tho ultrasound. The ultrasound accoloratod the gormince
tion of soods ang stimulated the growth of piants-in tho car-
ly stages of dovolopmant, -0, V, Bogdashovskaya,

Cord 1/

1033800023-6
. : CIA-RDP86-00513R00

LEASE: 06/23/11: C

APPROVED FOR RE




A

S 1 . i |
4ULGA, Teofil i MORDARSK] y Marina; MICHAISKI, Pag
’ WX 2

/}/’L/ K'ip X

An apparatug for see g '
di s
4:363-370 1956, %6 of Streptomyces, Arch, tmmn, ter, gogy
1, Instytut L '
nmunolegii i Terapii DoswiadczalneJ PAN we Wroclawi
: wiu

(Dyrektor:
¢ prof, dr st, Slo :
+ Slopek) Dzial
(Kierownik: PrOf. dr §t, Sloee) % Bakteriologii i Antybiotykow

(BAGTRRIOLOGY. appar, and instrumentg

appar, fOI'
(STHEPTOMYCB, Cu;‘.:;;l:ng of Streptomyces)

appar, for seading)

APPROVED FOR RELEASE: 06/23/11: CIA-RDP86-00513R001033800023-6



0023-6
103380
-00513R00

/11: CIA-RDP86-00

3 H

E: 06/2

ELEAS

FOR R

P/o;?)/(;o/ooo/o()4/009/009
King of, . 26086 76/A126
mi=dﬂ w@(ﬁ@%%)-d%
€ above method nay also be useq for mark; the free terms of interna) direc-
oocurring dur'lng compensa‘tion of my] tiple inverge intersection and Mltiple
ral intersection. There are 2 figures, 1 table and p Soviet-bloc references.
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B/029/60/000/004/052/ 015
A method for direct marking of, .. 26086 ROT6/A126

]
li = E; + sin Ki « Dx li =2 EI-- Ccos Ki + Dy

and by transforming the above fop inverse directions, i e,

from interseoting poirn«.
to resecting pointg Py, the following may be written

1 = - * cos (K;42008) . py

g
1 = - E? « 5in (KitZOOQ) . DX'}
5

Due vo the fact that the free terms 1; are small magnitudes,
substitute in the above equations in place of values of oriented directions
% +2008) the values of ap It is easy to note that coeffi-
.clents at Dx apg Dy are actually direction coefficients of a; and bi defined by
Equation 4, but uged also in transformed form as

[4]

it is possible to

a=4+- . gsin v b=~ E-- cos v

5

After taking into consideration the above dependence the following workable for-
mila is obtained

i =b; . Dy

33800023-6
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P/029/60/000/004/002/05 2
A method for direct marking of,.. 26086 AOT6/A126

that betyeen orientated direction K; and the approximate azimuth v; a relatioq
exist3s vy = Ky 4 1y, illustrated geometrically in Fig. 1. If the free : erm 1, does
not. ¢qual zero, the oriented direction passes by the approximated point P¥, of the
intersected point P and is distant by the magnitude of
1
h = Qi * Sy (5)

intersecting parallel to the axis cut in point Px, and parallel to the axis of
ordinates in point Py. It is easy to note that the position of the two points is
defined, aa abscissa of point Px results in Ayi + ctg Ky, and ordinate of point Py
equals Axi . tg K;. It is possible to determine the distance of PxP = Dx and PyF® =
= Dy, namely .
Dx = Ay; . ctg K; «-Ax;

b §
= ‘ - . 't,
Dy Ayi Axi g K1
Between the ssctors Dx and Dy and the sector h, the following dependence exists
=Dx « sin Ky, h =Dy . cos Ky

by substituting them in Equation 5, the following is obtained

Card 2/5
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p/029/60/000/004/652/ %52
73,4000 26086 AOT6/A125
«”—
AUTHOR Michalski, Tadeusz, Master of Engineering
TITLE: A method for direct marking of free terms during compensation of

multiple intersection
PERIODICAL: Przeglz?d Geodezyjny, no. 4, 1960, 122 - 123

TEXT: During geodetic calculations values obtained should be free of mathe-
matical errors, otherwise the marked elements are misleading and can not be regard-
=d as basic data for further work. The above condition necessitates that all val-
ues must be re-checked during calculations, especially in guch calculations where
+he greatest possibility of mathematical errors occurrs,i.e. compensation of multi-
ple intersections, A number of control methods are known, among them the method
presented by Master of Engineering Jerzy Gazdzicki, published in the periodical
t3eodezja 1 Kartografia" 1957, no. 4, 243, which is however, rather complicated
and time consuming. The author of this article presents his own method according
o which, direct marking of free terms during compensation of multiple intersec-
tions 1s calculated and re-checked much faster. It 1s seen from the following

Card 1/5
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MICHALSKI, T.

Contribution to the snalysis of intersection, Tr, from the Polish, -

.5,
(Geodeticky A Kartograficky Obzor, Vol, 3, Ko. 3. Kar 1957, rraha, Czechoslovakia)

S0: Monthly List of East Furopean Accessions (EEAL) LC, Vol 6, Ko, 8, Aug 1957, Uncl
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Survey of the development in organizing geodetic works and some
conclusions; from a rigidly fixed tean to an elastic production
brigade. Pt. 2. p. 171. Vol. 12, no. 5, May 1956 Warszawa

PRZEGLAD GEODEZYJNY

SOURCE ¢ East Européan Acession List (EEAL) Library of Congress
Vol, 5, no. 8, August 1956
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Survey of the development in organizing geodetic works and some
conclusions; from a rigidly fixed team to an elastic production
brigade. Pt. 1. (To be contd.) p. 131, Vol. 12, no. L, Apr. 1956
Werszava

PR/EGLAD GEODEZYJNY

East European Acession List (EEAL) Library of Congress
Vol, 5, no. 8, August 1956

. i .
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TCHALSKI, T.
Most Advantageous Cage of Fesection"< T, 33, (GRODEZTA T VARTOGRATTA,
Vol, 3, Wo. 1, 1054, Yarszawa, Polend)

80: Monthly List of Fast Furorean Accessions, (EFAL), IC, Vol. 4,
Mo. 1, Jan, 19545, Tnel,

APPROVED FOR RELEASE: 06/23/11: CIA-RDP86-00513R001033800023-6



MICHALSKI, T,

"Wedghts of determining elements in a two-direction Intersectinn®. n. 219
(GRODEZJA I KARTOGRATIA, Vol, 1, Mo, 4, 1952, “Warszaws, Poland)

S0: MOnthly IList of East Furopesn Accessions, (E“AL). LC Vol. &, YNoil,
Aprr 1955, “nel.
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¥ichalski T, bng. "The Chuckdng of vommtitlons!

S

(Kontrola oblivzen). Przeplad Geo gy iny. Noo d=h, 1950, pn. 7t

'

The checking of compubalions is i necussary supolement Lo
detical undertnaiugs. different vothois of checking the -rith
operation; specinl conbrol forrmlac which page 14 oossinle to i
the ealculations made by me ns of generally asplled funduent 0 formulac,
By this method we can check the caleulations of szimutns. siues
(of poliroms) sncreases of co-croinates and 50 one. It would be very
appropriate £ subl Leh seecial webles of cheed functions for dild
values which oc.ur in the checcing formulae.

50: Polish Technieal Abstracts - iHo.
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Michalski

Michalscd T "The leccuracrs wd certainty oF Loeatine n colrt by the Lethod
of Fanifo!d fesection®

(Doicladnosc a vernosc wyzniczenia punctu metoda wiclokrotne-o woicein),
Prezeslad Geodezyiny. No 1, 1949, pp. 26-30, 3 figs.

The author proves by nurerical examnles that the crilerions of character-
isties of accuracy of manifold resection nsuallv applied (mean errors and
ellipse of mean error) may in certain instances be entirely dece:-ive. lf
is pousible, narcly, in the czse of nn observation syster unfi ourale fron
a geometrical point of view, to vary the values of observation within lindts
many times in excess of the limils of mean errors, and to obtrin, in consenuence
of re-balancing, co-ordinates which are vastly different fron the co-oriinates
originally computed, and yet characterised as Lo accuracy br a very
arall me:n error in voint location, In this connection, the author recommends
the exercise of caution in the evaluation of the accuracy measurerents
on the basis of mean errors, -a-ticular!y when comoaring the results of
various triangalations. Wwhen examingine the triansul-tion of a lowr urder,
the author urges that it is desirable to concentrate the attention rather
on the arrangerent of the determining eiements, since in the event of lack of
eftective elements of control the accuraty of noint location is .iecetive,

30: rolish Technical ibstracts - Ko. 2, 1951
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MOLKE, Waldemar; MICHALSKI, Stanislaw; ZAWISTOWSKI, Leonard

Periston as a plasma substitute. Pol. pr‘zegl. chir, 35
no,10/11:1148-1149 '6%

1. 2 IT Kliniki Chirurgiczne] AM w Gdansku Kierownik: prof,
dr K. Debicki.

(POLYVINYLPYROLIDONE) (LIVER)

(PHARMACOLOGY)  (RNA)

(LIPID METABOLISM)
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MOLKE, Waldemar; MICHALSKI, Stanislaw

Hepatic changes in guinea pigs and rabbits after the administration
of periston, - Pat. polska 12 no.4:473-478 %61.
4

1. 2 II Kliniki Chirurgicznej AMG Kierownik! prof. dr K.Debicki
Z Zekladu Anatomii Patologicaznej AMG Kierownik: prof, dr W.Czarnocki.
(LIVER pharmacol)  (POLYVINYLPYRROLIDONE pharmacol)
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MOLKE, Waldemar;qMICHALS&I! Sé&g&g}aw

Eip@rimemtnl application of dextract in guinea pigs and
consecutive renal and hepatic anatomo-pathological changes.
Par. polska 7 no.3:273-278 July-Sept 56.

1, Z2 II Kliniki Chirurgicznej A.M. w Gdansku, Eierownik:
prof, dr. K, Debicki, i z Zakladu Anat, Pat, A.M. w Gdansku
Eierownik: prof. dr, W. Czarnocki, Gdansk, Lipowa 3,
(LIVER, effect of drugs on,
dextract, histopathol. changes in guinea pigs (Pol))
(KIDNEYS, effect of drugs on,
same)
(DEXTRAN, effects, :
on kidneys & liver, histopathol, changes in guinea pigs (Pol))
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MICHALSKI, fysward, agr in2.; B

Hechanlastiopn of welding vor<a

spad 17 no.4 8154

1, Melding Instituls, Gluvlce,
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MIGHALSKI, Ryszmrd, mgr inz.

Properties of frictionally wslded Joints, Przagl spaw 16 no.9t
221.22%  8v6)

1. Welding Tnstituts, Gliwices
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MICHALSKI, Maksymilian, inz,

s
. e 1 A B et s e ST

EStféch gypsum a new bullding raterdal, Przegl kole] drop i4 no.bi8% 25
My '62

1, Dyrekcja Qkregowa Kolel Panstwowych, Szczecin,

el .
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MICHAISKI, Maksymilian, inz.

Colorful painting of workshops and production installations,
Przegl kolej mechan 13 no.8:239-241 &g *6l,
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TYSAROWSKI, W,; MICHALSKI, M,; KLECZOWSKA, H.

Polarographic mathod of determination of oxygzen in oxyhemoglebin,
Polski tygod. lek, 7 no. 45:1453-1461 10 Nov 1952, (CLML 24:1)

1, Of the Department of Biochemistry of the Institute of Tuberculosis
(Director--Prof, Janina Misiewicz, M.D,)
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TYSAROWSKI, W,;MICHAISKI, M, +KLECZKOWSEA, M,

Polarographic method of determination of oxygen combined with hemo-

globin and of blood oxygen capacity. 4dcta physiol, polom, 3 Suppl, 3¢
253=-254 1952, (CIML 24:1)

1. Of the Department of Biochemistry (Head~-Bagdasarian, M,D,) of the
Institute of Tuberculosis in Warsaw,
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The ‘“‘interrupted arc’ 8o & source of light in spectral
analysis. W. Kemula and M, ! oo dt1semyst
Chem. 6(29), 2R2-8(1950).—The various systems of the
“interrupted arc'’ are described. The wire diagramn
deacribed by Pleitsticker (Z. Elehtrockem. 43, 718(19347);

7. Metallhunde 30, 2A1(1038)) s jmproved_upon to five
greater intensity and stability of discharge. The \)oﬂlblmy
of detecting the spectra of As, P, and Care thus Increased.
Ferank Gonet

- .
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! 32 535337 : 545.82 : 6812
Kemula W. und Michalski M. Schematic Arrangements of the .Inter-
rupted Arc” as a Source of Emission in Spectral Analysis.

«Schematy urmdzen luky praerywanego* jako zrodia emisji
w ahalizie spektralne). Przemysl Chemlczny, No 5, 1950, pp 282
288, 5 figs

Advantages of the _inferrupted are are emphastzed (n compari.
son with other methods of exciting the edssion of characleristic
radiation In spectral analysis. Testing and improving the method
applied by Pfellsticker led to the construction of an installation
noutished only by alternating current (needing no current switches:,
by means of which 100 separate discharges per sec. between the elec-
trodes were oblained. The advantages of this installation constst in:
greater intensity of discharges, increasing the sensibility of detecting
erlements with charscteristic spark spectra, such as arsenium, pho-
aphorus, carbon ete. There iz also s possibllity of quantitative spec-
tra) analysis. 8chematle drawings of installations ave included

_n-—_ . A ‘
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Polizdgraphic udies. IV. Exaltation of
lzniting cwrtents. - Inflence of oxygen on the
lizniting currents for different cations, W.
Kmuavna snd M. MicnArans. ]

535—541).~—Exaltation of the lim current is
observed in the electzolysis of 0-00IN-KCI saturated
with Oy, sa compared with solutions saturated with
H,. Tho roverse offect is.oblained with 0-00LY-HC;
Unie 16 ascribed to the reactions O, + 2H,0 - H,0, -+

LOmESm €LTMENTS

, ' .
30R’; H,0, -+ 2H,0->2H,0 + 20H"; OH' { H
-» H,0. % R.Tl’.
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Untapped sources of coal ecomory. p.267
(PRZEGLAD KOLEJOWY DROGOVY, Vol. 8, No. 12, Dec. 1956, Warsaw, Poland)

S0: Monthly Iist of East Furopean Accessions (EEAY) IC, Vol. 6, No.9, Sept., 1957, Uncl.

¥ p,g,
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MIGHAISKI, Ludwik, &r inz.

Precise temperature conirol of electr
Przegl mech 22 no,3:81-82 10 F 63,

ie registance furnsces,

l. “Polite Chnikﬂ y LOdZo
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MICHALSKT, Ludwik, dr,, inz.

Measuramant of the surface terperature cf reiteting cyviins
rasz przaplyw no. 39/40:61-73. '62

1. Katedra Crzejnictwa Flektrycznego, Prlitechnika, Lcdz.
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Work of an electric furnace in case of impressed {requency
of the coupling of the heating power. Elektryka Lods no.10:
81-95 '62,

1, Katedra Grzejnictwa Elektrycaznego, Politechnika, Lodz,
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MICHALSKI, Ludwik, dr inz.

Temperature measurements o%‘ the surface of rotating cyiinders.
Pomiary 8 noo,9:407-410 S 62.

’
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POLAND/itomic and Molecular Physics - Heot

ibs Jour : Ref Zhur - Fizika, Mo k, 1959, No Shk5

Author ¢ Michalski Ludwik
Inst T
Titlc . Measurement of the Memperature of Metoels in tne Liquid Gtate

Orig Pub : Pomiary, automit., kontrolz, 1958, L, No 5-6, 238-ch?

Abstract : Survey article on the meosuring methods end devices, read at
the Conference on Precision Mechanies and Measurcmens
Technology in Warsow, June 1958.
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POLAND/Optics - Physical Optics
Abs Jour : Referat Zhur - Fizika, No 5, 1957, 12980
Author : Michalski Ludivich

Inst e e

Title : Optical Measurements of Surface Temperatures of Solids
Below T00°.
Orig Pub : Pomiary, automat., kontrola, 1956, 2, No 9, 3k2-346

Abstract : No abstract.
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MICHEIEWICZ, M.; MICHALSKI, L',”

Chenees in the level of growth regulators ir leeves erd reprc- \
v erert,

{ e itg gifef
anctive orgars of the radish Raphanus gatzvus L; T 148 ﬁ;é,
stares of development. Acta & robotanice 9 no.2:C0~111 '6C.

1. Zaklad Fizjologii Roslin, Iniwersytei Mikolaje Koperrika, Torun,

--- | | } l
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MICHALSKI, Leszek

g
Electrophoresis of plart regulators in agar plates, Daukd walen
przyrod Torun no.6:89-95 160,

1. Zaklad Fizjologii Roslin, Uniwersytet ime M. Kopernika,
Torun,
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MICHALSKI, Leszek

s gy A S 4 P

Changes in plant growth regulators ir the generaiive organs of
yellow lupire in different stages of development., Nauki matem
przyrod Torun no.6:73-81 160,

1, Zaklad Fizjologii Roslin, Uniwersytet im, M. Kopernika, Torun.
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MICHALSKI, Leszek; CHROMINSKI, Andrze]

iy hzzel {Lorviu
sen e £ egulators in hagzel (LOTFLIUS
Biocautograpbic aralysis oi grovih regula AL
avellangrL.)gjgarminating pollen, Hauki matem przyrod iorun
n0.6:65-71 ‘06U,

jolog: M, Kopernike, Torin, .
1, Zaklad Fizjologil Roslin, lniwersytet im, M, X ,
i Pracownia Mzjologli Roslin, Osrodek Badawezy Biologili Stoso~
wanej Uniwersytetu im M, Kopernika w Toruniu w Piwincach, pow
Torun.
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MICHALSKL, Konred, ngr. ina.

/ i. Reviewed by
"Coatings from plastics” by Zblgnlew Kowalski,
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POLAND/Chemical Technology - Synthetic Polymers. Plastics. H-29

Ref Zhur - Khimiys, No 2k, 1958, 83531

Michalskl, K.

- T —ana

The Polyester Glass Plastics as a Construction Matericl.

Techn, moturyczn., 1958, 8, o 1, 8-12,

A review of the properties and the application of glass
plastics reinforeced with glass fibers and glass mats.
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§/081/63/000/001 /042 /661
Anhydrides of organophosphorus ... B144 /8186
%655, b.p. 36-37°C/0.005 mm. 0.075 C, 140l and 0.075 mole of
24,6-~lutidine in 10 il C6H6 are added to 0.075 mole of I (R,n C2H.) in
10 ul Cgls in the course of 5 min after 1 hr (50°¢) and 12 hre (20°c)

10 ml water is added, which hag been acidified with 2 dropg of
concentrated [ICl; Ia is obtained from the benzene layer, yield 50.5%,
b.p. 63-64°C/1 mm. 1Ib is obteined analogously with a yield of 524 from

0.075 mole of 1I (R = 02H5) and 0.075 mole of C,H

11OH in the presence of
0.075 mole of 2,6-lutidine in 06H6.

Por communication II geo RZhKhim,
1962, 182h264, l}bstracter's note: (Complete translation.]
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APPROVED FOR RELEASE: 06/23/11: CIA-RDP86-00513R001033800023-6




3/03}/65/006/001/042/061

Anhydrides of organophosphorus ... B144/B186

the courge of 15 min to 0. 25 mole ground 1V in 100 ml C6H6 at 40- 50 C;

after 30 mifl é40 50 C) 0.25 mole of R'OH i3 gradually a:irlpd to cool the
mixture to 20°C, the mixture is stirred for 1 hr at 40-50°C and cooled,
then 0.25 mole NaOH in 75 ml water is addnd dropwige, and I is extracted

with benzene (R, R', yield in %, b.p. in °¢/mm and nﬁo are given):

c, 5 H (Ia), 57, 102-102.5/19, 1. 41635 ¢ ,, 190 '5Hi, 31, 40-41/1,

1.4091; cznc, CglsCl,y 51, 85-86/0.03, 1. 49¢o Colley Cily=CHCH,, 49,
55- 5b§1 5, 1.4219; g, C1 o 51-52/1, 141375 G0 eyolo-gi,, (10), f
49, 52-53/0.005, 1.4472; C i 50 vert- CIH)’ 42, 28- ?J/O 05 (unstable even at
20°C), 1.4149; iso- cju7, cl 9" 61, 55-35.5/0.02, 1.4164; iso- =Gy
CH,, =CHCI
2 ,fm" 44, 36-37/0, 04,‘1 4274 04%. cyelo-Cell oy 53, 70-73/0.01,

1.4522; c4n9, Cll, =CHCIL, , 40, 40-49/0.02, 1.4332; ¢, n/, .41(, 48,5,

2 4 ) "
39.5-40/0.005, 1.4199. oéos mole of IT (R = ¢ ”5) is mixed with
0.05 m;le of C,HyO at 20°C and Iu is geparated after 1 hr (20°0), yield
Card 2/3
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£ 2530 B144 /8186
AUTIORS _M;th¥§@12“{9"’ zwioraak, Andrzo]
TITLE: Anhydrides of organophosphorus acids. Pert IIT. Reaction

of 0-alkyl phosphorous and 0,0-diethyl phosphoric
anhydrides with alcohola. 4 new way of obtaining mixed
dialkyl phoaphites

PERIODICAL: Referativnyy zhurnal. Khimiya, no. 1, 1963, 256, abstract
171238 (Roczn. chem., v. 36, no. 1, 1962, 97-102  |Bng.;
gunmaries in Pol. and Russ.]) '

TEXT: A method has been developed for synthusizing RO(R'0)PHO (1) by

plcoholysis of non-purified (CZHSO)QP(O)OP(O)(H)OR (I1) obtained from

(02H5o)2P001_(111) and ROF(0)(H)ONa (IV). Hydrolysis of (RO),PHO by the

equimolar quantity of NaOH in 504 alcohol yields IV (R, yield in % and

‘b.p. in °C are given): CQHS’ 95, 182-183; Ci”?’ 98, 191-193; iso-CBHY,

97, 128-1303 C H9, 9%, 175=177. 0.25 mole of IIl ig added dropwise in

Card 1/3
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(1T . o2 6751 yield gy Same
§HR)) yiota 47§ s ST . g0gq0p o o T s0, Wi
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: 108 He) gy
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5/081 /63005 052 /92 7/088

Or ganophosphorus derivatives of ... B166/B158

geparated by distillation. The following data are given for II, R, R',

p", yield %, b.p. in °c/mm, nD (temp. in °C): CHg, H, CHs, 84 €8/0.01,

1.4840 (20); Collc g, O, (1Ia), 74, 60/0.02, 1.4818 (20); n=CHg H,_cﬂ5,;

58, 90/0.01, 1.4712 (20)5 CHyy Ol il 95.5, 67/0.05, 1.4818 (25)3

CHgy Cllyy Oy T3 73/0.05, 1.4755 (25); n~Gyfigs Clizy Cily» 73-2, |

103/0.01, 1.4699 (25) Cily H, Cels 82, 95/0.02, 1.5459" (25)5 CpHc) H,

Cels s 85, 105/0.01, 1.5292 (20). ¢, is bubbled into @ gugpension of 56 &
(30°C) until satura-

TIa in 0.2 1 water, stirring thoroughly and cooling
tion 1g reached, excess chlorine ig blown off with air and III (r' = H,

SR = CH,) (IIla) are extracted with CGHG (4 % 50 ml),‘yield 80%,
b.p. -90-91°C/15 um, 723D 1.4859. 0.15 moles CgHcNE, are added toa
golution of 0.05 moles IITa in 50 ml 06H6; after 5 hrs ('VZOOC) the

the solvent is removed under vacuum, the residue is
tracted with ether and CH3CH=CH302NH06H5!
. %

 pediment is separated,
dissolved in 100 ml 2 N NaOH, ex

Card 2/3
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: 8/081/63/000/002/027/088
B166/B138

J3630

Borecka, Barbara, ¥apecka, Teressé, Michaleki, Jan

, KUTHORS:
TITLE: Organophosphurua derivativen of sulfur and geleniun.
part XIX. pddition of diehhyl-S—chlorothiophosphates
(RO)ZP(O)SCl to ungymmebrical ethylenio hydrocarbons
PERIODICAL: Referativnyy simrnal. Kpimiya, no- 2, 1963, 9%6-237,
v. 36, no. 1, 1962, 87-9%

abstract p7n226 (Roczn. cheles,
[Bng.; gummaries in pol. and RussJ
according o

By chorinabing

4 and these .

added %o CHszR‘R"
(C1)R'RY (11) are formed.

(111) were produce
gt & stream

yuxT:  When (RO)?P(O)801 (1) are
(RO)ZP(O)SCHZC
water R'R"CCLCH,50,CL
1v). 1In the gtandard 2

ton of 0.1 mole I (Rx:C?HS) in
yellow tint of

Markovnikov's 1a§
II in the presence of
sere converted into R'R" CH=CI1S0,C1 (
of dry propyl solut
30 ml Cgllgs otirring and cooling well (20-30°C) until the

1 disappedls;

Card 1/7
e
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Ah\‘“‘"w—ga ; PLISZKA ’ Bo

Reactions of dialkaxyoxophosphoranesulphenyl chlorides (ro) P(0)sCl

with tetraalkyl esters of phosphoxous phosphoric anhydride
(R'0),, P-0-P(0) {(OR''),. Synthesis of isomeric tetraslkyl thio-
pyropfiosphates, Bul cfiim, PAN 10 no.6:267-269 '62.

1. Institute of Organic Synthesis, Polish Academyﬁof'Sciences,
Warsay, and Department of Organic Chemistry, Technical University,

Lodz. Presented by 0. Achmatowicz.
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MIGHALSKI, J,3 WOJACZYNSKI, K.j ZAJAC, H,

On the mechanism of formation of 3-(2'»pyridyl)~pyrrqcoline from sore
1,3=cli=(21=pyridy})-propane derivatives, Bul chiz Pal % no,6:401-404
Y61,

1, Department of Organic Chemistry, Technical University, Lodz, Ire=~
sented by O, Achmatowic:,
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Preparation of tetraalkyl ...

Intion of NoC1l

ity of I deteriorate. A 0.275 mole 8o
o a solution of

atb 25-300C is poured during 30 min ind
ole of III in 150 ml of ligroin.

yleld and the qual
in 100 ml of C/H
66
0.25 mole of IT (R= CZHB) and of 0.25 m
ed, the golvents eliminated by vacuunm

The hydroohloride of I11 ia sepurat
(Tt= C?H5) ure obtained. This compound

digtillation and 30.2 ¢ (835) of I
hag a boiling point ab g8-89°c/ 0.01 mm 2
cage, a solution of 0.1 mole of wocl in 50 ml of C6H6 at

& 259¢ is poured during 20 min into & gtirred solution of 0.1 mole of
£ 0.1 mole of III in 100 ml of C6H6. The

unrefined I (R= 06H50H°) and o

hydrochloride of 111 ig filtered oub, 06H6 ig eliminated in vacuoO. The
U

regidue is washed with 50 ml of water and 50 ml of a dilute solution of
¥H, until pH=8. After several minutes the oil crystallizes. The product
ig filtered out, recrystallized and I [(R= C6H50H2%v melting point

60-61.500)] ig obtained with a yield of 75%. (from benzene—oyclohexane)
\Abstracter's note: Complete translation. | '

. [¢
nd n2)D= 1.4179. 'In another
a temperuture

Card 2/2
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AUTHORS Miohalﬂki, Jan, Zwierzak, Andrzed
TITLES ' Preparation of tetraalkyl pyrophoaphaten
PERIODICAL: Referativnyy ghurnals Khimiya no. 21 1967, 405,‘abq&iuc
2M49 (Polish patent 45271, oct. 16, 1961)
ed DY the formuls R4P2O7 (I},
{PO
oy

TEAT:
where R=
//(11) with woOCl in
- pyridine (111) or without fhem.
ed drop by ¢ % 00-35°C %0 & 50

C6B6 is add
mole of 111 in 1igroin ©
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FIZER, Bernardg MICHALSKI, Jan
Organophosphorous compounds with active methylene group. III. Afdia
tion of phosphinylacetic esters and their anaéogs Zzgﬁ?é§=4ansauuruted
thylenic derivatives., Rocz chemii 34 no,531461=14 .
ethylente fort (EEAI 10:9)

1, Department of Organic Chemistry, Tnstitute of Technology, Lodz.

(Methylene group) (Phosphorus)  (Esters)
(Ethylens)
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MICHALSKI, Jan; SKOWRONSKA, Aleksandra

Organophosphorus compounds of gulfur and selenium, IVI, Dialkyl- and
alkylarylthiopyrophosphinates RRYP(S)OP(0)RR!, Action of hydrogen
sulfide on dialkyl- and alkylarylphosphinic chlorides, Rocz chemii 34
no,5:1381-~1385 '60, (EEAI 10:9)

1, Institute of Organic Synthesis, Polish Academy of Science, lodz,
and Department of Organic Chemisiry, Institute of Technology, Lodz,

isulfur) (Selenium) (Hydrogen sulfide)

Phosphorus chlorides) (Crganic compounlds)

(Aliyl groups)  (Aryl g'rougs) (Phosphorus)
%;Pyrﬂphosphoric acid

—TT
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MICHALSKL, I, 5 WOJACZYNSKI, K.j ZAJAC, H,

! -(2'-pyridyl)- e and
Beaction between N,Hs dioxide of 1,3-di-(2 prr%ég. propan

: :1285-2
acetic anhydride, Bul chim PAN 8 no, 6:285-289 (EEAT 10:9/10)

1, Department of Organic Chemistry, Institute of Technology, Lodz.

ds)
Nitrogen oxides) (Pyridinum compoun
( E (Propane) (Anhydrides)
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BODALSKI, R,; MICHALSKI, J.

Studies“ Vou the synthesis of divinylpyridines. Reaction between &ym -

PAN 8 no.5:217-218 160,
collidine and formaldehyde. Bul chin . n (BT 10:9/10)

- Technical University, Lodz and
ent of Organic Chemistry, <ec
}J;p]é):;’:zg: gf Organgc Synthesis, Lodz, Polish Academy of Sciences,

Pregented by O. Achmatowlcz.
(Divinyl pyridine) (Collidine) (Formaldehyde)
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nistrz #EZO(J)/ ‘*33‘1 ,
(\ v
: homs ‘com unda of ‘sulfur and nalenluml )reﬂux:d 4 hrs. with 164 g. S-ethyl sodium thiosuliate, ‘,
o /XV '%em'ﬁg of 0 ﬁ Eﬁlolul!onates withy "EKKTE"iiI' IX) in : 0 ml. CeHy gave no reaction. Similarly, IX and’ |
. phosphites and phosphltes s al,;skhL od" EtO).P '! s, at 110-20° gave no reaction (EzO),PONa P
, . :

Wleaorkowskx (g 0.15 mole) in 100 ml. EtOH added to 24.6 g IJX inggcml
S~

ndro, and: Z’ or) ol
—Pcland).  J. Chem, Soc. 1960, 1065-70; of. (A S, " 4005)|  EtOH at 20° gave 32 g. IIT.

' —'BUSzO:Et ) g 3 g %treami with 37 5 & (BuO).P ati
e g, {, an 33 7

. ay
&dilbutyl Sethyl phoaphorothiolate (II). by 87-9
L n&, 14524“ " Similarly, 36 4g.lwith 2 g. (BtO)P gave
2148 g. mixt. 83% BuSOOEL an ‘Z%OOS-tﬁathyl phos-’

phorotlﬁohte 1625. m,b,.no , nY¢ 1.4572, and 2.1°

* g BuSOEt,m. 4 40-50°, PhSiOaEt (IV) (20.3 g.) with 16.6°
- g (BtO)P gave 98%111 s.nd 749, PhSOOE obtained as un.
- .’ ageotrope. ‘Similarly, IV with Bu0 0),P gave I snd PhSO-:
<2 OBy a8 the azeotrope, bey 05-6°. Iwith (PhO)..P gave 1o,
! reaction, * (BtOWP . (33.2 & )addedto fPthOaPh"
: (V) in 30 30ml. C.H.gave X6.81. O)aP. by 1019, 5.0¢ Ph- :
#SO0Rt, e 58°,-#% 1.5308, 1 g 0, O-dieth;l S-phem )
R ‘hossphptothlo te: ig) 87 8- T2
R , s 59° 1 ;) WBS addultosdz lﬁaandﬂﬂ.?

g (BtORPOH 1o 160 ml. ‘C.Hy at 25-30°, then the ixt

+extd. with 8 X 60 m! Diutn.oﬂhec.l-hloln

4.6 .m.' Ooncn of ;q “solus, gave n.cx .
Na (V] 13' conversion {0 n-butyl
“iphenyl ;;mllona. m‘ 8 Slmlhrl 1 with. (BMOM'ON;
“jgave 80% 11 and 86 Vl! letb mo?.mm gave 'lh%-

i and 85% P (Wi version to

ipeny : f gulfone, - 167 cand V with
g, VIIL: (ROKP (188

i
i
]
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piatrs  LB3d/uE2e(d)

! Orﬁanoghosghnms comggu_gdsgof sulfur and selentum.
KU, Actlon of hydrogen sulfide on dliul‘kiv(l and diaryl
phosphorochlorldlten. ow synthesls of dintlyl and dla(yl

Soc. S % of, y =%, 10832 —

Dialleyl phosphochloridite (0.1 rmole) with 0.1 mole tertiary

- amine in 75 ml. was ticated 3 hrs, with HS at 52, the miat.
filtered, and the filtrate distd. to yield diatkyl H thiophos-
g‘hile (alky! groups, o, yield, b.p./mm., and nA? given):
it (I), 83, 76-6°/14, 1.4608; Pr (1), 67, 100°/13, J.4620;
and Bu, 76, 81-3°/3, 1.4608; 80:Cly (4.5 %) in 10 ml.
CeHy added dropwise to 6.0 g. I in 30 ml, CHeat 5° and the
ixt. v, gave 5.0 £ PrORPSCl, buy 113-14°, n¥f
1.4384. H;S bubbled through 16.1 g. (FhOXPCL and 5.6 -
C.HN in 60 mt, CéHy 2.5 hre., the mixt. filtered, and distd.

at 70°/0.001 mm. gave 11.5 g. (PhOWPHS, {m), »
1.5878, dw 1.2181.° S0,Cly (8.28.) in 10 ml. CeHy ndded to

« 13,5 g. crude Il in 50 ml. C,Hyat 0° and the wmixt. stirred 1
. hr. gave 6.1 g (lPhO),PSCl, m. 67°. HS passed slowly
A nto 20.1 g. ethylene phosphorochlorldim: and 12.5 g. pyri-
11, dine in 120 ml. 2.5 hrs, at b°, the mixt. filtered, and
distd. at 55-85°/0.7 mm. gave 12 g. ethylene H thiophos-
phite, »% 1.5401, dw 1.4083. Similarly was obtained tri-
methyiene H thiophoslphite, bo.gs 60°, m. 34°. 4-BrCeH e
CH,OH (160 ) nnd 7.9 g. PhNEts In 78 ml CHyadded

vl
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thiophosphites and tetraallcyl thiopyrophosphites. Cz.
. |}ri\wic(:g'i und J. Michalski (Inst. Techuol., Lodz, Poland).
. Chem, tUl' 54
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10 6.5 i, PCly in 25 ml. Celg ut 5°, the mixt, stirred 16 min, fAcH
then satd. with H:S B hrs. at 5° guve9.0g. {4-BrCH CH;0)- : -
PSCH, m. B4° Similurly wss obtained 60% (Q,O,Nc.}{,—?‘y( W f"))
Cth):I'SCI. m. 1350, HyS (2600 tul.) hubbled into 31.2 8. / S
(1EtO) PCL(IV) and 20.2 &. EGN in 80 mi, Cela 1.5 hrs at

5° gave 10b g Land 7.5 8. {(IC&O);P];&? V), o 04 A.")".,'L
1V (16.2 g.) in 20 ml. CeHy added dropwise to 16.0 g. Land
11_.0 g. EtaN in 80 ml. Cells at 20° and the mixt. stirred 45
min, gave 10.58- V. V{(1)g.) with 2 drops Et;N in 40 mi.
Cellg satd. 1 b with HsS at 10° gave 8.0 g. 1. H (03

g.) in 100 ml. Et,0 added to 13.4 g ¥ and stirred 16 min.
gave 9.0 g. mixt. of I and (EtORPOH. Dry O bubbled
through 13.6g. Vin 15 mi. CeHy 2.6 hr. at 70-80° gave 4.5

g I(EtORP KO, bo. 8°, n3 1.4485. XIV. Reaction of
organic iselenides/with \rialkyéggxosphites. 3. Michalski

ind " J. Wieczor - wski. Jbid. 885-8.—(EtOnP (1), (24.9

g.) added Aropwise to 64.8 g. bb(dicthoxyphosphinyl) di-
pelenide at 50.5° and the mixt. distd. gave 33.5 8. U, ,Se-
'triethy!'phosphoroselcnulme, bt 30-41°, by 130-1°, #3
1.4768, and 42.2 8. tetracthyl selenopyrophosphate, be.at
g87-8°, ny? 1,4660 PhiySes (30 g.) and 30 8. 1 heated slowly,
then kegt at 190-210° 16 min. and distd. gave 22 g. EtSePh,

b, 85-6°, and 21.4g. 0,0-dlethyl Se-Fh phosphumse\emlute,
‘b 100°, mA 1.5235. 1. A. Giles,




PR, Le3d/LE2e(d) , - - 5
4o " rearsangement of 1-d18ZD:Q:E[‘HDQ:H:K’WW‘Wﬁ“' o vensed; alter 30 min, the it was ditd. with 10U ml. HiO, . "
- [ %15,;955, '\~L Michalsk%. M, Holik, and A Podpero to give 450 mg. 1,3-(1ibmnaa,’wphﬂmlhr\ido ntan-2-otie, m. [« J)
" (Masaryk'Univi, 3o gech,).  Monotsh. Chein. 90, 8 93-7° (MeOH ) 200 mg.Vw’sm:iT‘;’cnq.l Clsimilarly gave s,
- 155%5; ol CA. 53, 91876¢.—The title compds. were . 180 wg. 1-cmor0‘3-bromo-5-phlh:l\imidopelmm-'.’-ouc.
{ ed-by AgQ ‘MeOH to the corresponding af- needles, m. 93.5° (MeOH). Frashly pprd. A0 (from 8g. - .-
unsatd. Me w'vhtha‘tmldwlkeuecarbmﬁ'mﬂ%- which added - AgNO;) suspended in 2eOH vias added to 8 g. V in 150 ml.
CHyN; to give pyramlines.  Me 4-phthalimidoerotonate reshly distd, McOH; after the initial vilent reaction .
,;u);Z\m :1)5.),11[1. H.S0:, and & ml. AcOH were hented 1 hr. ceused the WHst. was veflused 10 hrs., decolorized with C,
at 100%; the soln. was then coned. to amall vol. in wcko Lo filtered, voned, aud cooled ta give 4.8 8. Me 5-phihatimido-
ive 100% 4 htfiatimidoerotonic actd (1D, . 104-4 pent: Senonte (VD), m. (-4 (MeOHD. VI (100 wg.) in 1)
%A.cOH).' 1 (ASO‘m ,) was added to an excess of CEiaNz in il 1O was reduced with H over 50 k. 5% Pa-BaiOat
Et0and 20 hrs. to give 385 mf- M¢ 4-phthal- yoom temp. and 1 ati.; the mixt. was thea filtered andd
i ' ), m. 164-0 evapd. ta dryness and the residue recrystd, from ¢ little
( volut , ) AR . Wieon to give Me 5'phtha\imidovalemte (Vi) m, 42-3°,
HCI, and 50 ml. A heated, 2 hrs. at 100°; the -AgO (from 4 & AgNO,;) was added to 10 g. 1-dinzo-5-
mixt. was then evapd. 10 cryness and the residue rec;ystd. phthalimidopentau-2-0ne in 160 ml. MeOH and the mixt.
fiom HyQ to give crude 11 which was then added. during 10 . 80° and then worked up as before to give 8 g.
i, to CHaNyin B0, After 30 min. the soln. ed ) ¢ aq. HCl were heated 1 hr. at
and then kept 24 hrs. to givea ppt. of 3 &. 1; conen. of the . ixt. apd. to dryness and the residuc
Ht,0 mothes liquors gave 3.9g. Me 3-chloro-4-phthalimido- sed. 0 togive 2.6 8 5~pmlmlinﬂdopeut-?-cnmc
putyrate (IV), m. 94-6° (MeOH). 1V (800 mg.) was i . 202-3° (in a sealed tube). VI (200 mg.)
~hydrolyzed with 1:1 37% HCI-AcOH for 1.6 hrs.; evapn. of and excess CH,N, in B0 were kept 12 hrs. at room temp.;
the mixt. to dryness and recrystn. of the residue from Hi0 the mixt. was then filtered an . Mc
jgave 3—chluro~4-phthaﬁmidnbutync acid, m. 168-70°, which - 4(2- hthalimidoethyl)-2-pyraz
with CHits a8 before gave IV.. V (200 mg,) in 50 ml. 91° (with evolution of N) (MeOH). The
‘MeQH was heated 8 hrs. at 100° with excess freshly pptd. “logs of these compds. WEF similarly prepd. (compd.,
AgsO; the mix decolorized with C, filtered, yield, m.p., recrystn. m iven): 1-diaz0-3
“coned. to 2 ml, . 2-Bromo-4-phthali- phthalimidohexan-2-one, 82.4
‘niidobutyric acld g 50 mi. 80CI; were refluxed 2 bmmo.ﬁ-pmhalimidohexan-,’z-one, 93.4
 hrs.; the excess SaCh en remtioved #1 vocuo and the - 1-cmoro—3-bromo—6—phthalimidohcxan-2-one. #8.3, 111-
oo residye Was taken up in CgHly, added dropwise to CHiM in MeOH; Me 8-phthalimido-2-hexenoate, 55.1, 85-8%
- En0st =16°, and the mixt. kept 12 b5 T 107 o giv MO e - phihalimidovalerate, — 478" MeOT:
208 L luzo-Sfbfomo-fi-phthah_mldlopentan-2-t>ne (V), yel- p’htha!imido—i%-hexenoic acid, 83, 153-5°, HhO
a (MeOH).. - Ag. HBr (4095) was added - .

0 ml ‘ACOH until the evolution of
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Distr: ’uaad/umc(j) oy
7 e Bl % gghc w ilfoiyl_chloridgs’
actton "of "dla :' 2!‘ ssphpranesulfenyl chic o,

with enol sthers am
- wicz Wi I
9, ncﬁona ot dlnlkoxyoxcnphosphomnesu\fenyl
— : -chlorides with enol ethers and esters are shown t %
! ‘ ethers or estcrs of a—Chloroalcoho 3, (Et 10)P(0)S ysCl (X) s
' ) 2: CHOBt in CeH, below w 5° to yield (Et())r
é SCH,CE&(OH?{C[ (1) (96%); which with water gwc5
(B0 Y600, bis 822, mit 14T
qcmicurbnzon 160°). ‘Treatment of Tt with cxcess
E{OH gives (ELOWP(O gscu.cu(om), (1V) (76%), boas -
ny 1 4631, degraded tkali to mercnptmtclalde-
hyde diethyl acetal, by 72-3%, n'ﬂ‘ 1.4400 (m.p. and mixed
m.p. of 2 4-dmitmphenyl thmct cr 56°) (Par\mm, e al.,
C.A.48,4 ad Jorder r, C.A. 47, 9076h). Acid
hydrolys&s of 1\/ ynelds Xll (60%)- Condensation of Na met.
mptoaccm\ with dlethyl pi\mphm -ochloridate also )xelds v
(60%): o o 81~ 4500, Renction of Tw ith CHyi-
CHOAc gweq umtable (EtCl);P(O)‘SCH LCH(OAONC (V) in
quant. yicld, which is cmm:rtul at 100° to 111 (65%)x ba.ts
239, w3 14003, with some AcClLas voln‘ule pmduvt Treat-
‘ment of V with 1 mnk wam gwu&l I(58%). ) with iso-
propenyl ucetulc gives ( )P(())SCIL;LOM«' (Vi) ( Fr() /r).
bo.ar 82°%, ¥ 4680 (p-. trophcny!hydmzouc m. )
and AcCl. Dtrcct condensation of wit! C uCO J\sn

vields VI (50%): _ ineh—
Card /1 aht L
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Distrs LE3
. rﬂr‘ﬂi’l‘h‘;ﬁ» }I,m a'éx’c;;/%i,4,3-Himﬁthmyohen§l‘i— needles& m 107 8& m 2'” P YT T B - "
, m, 1078 §,) was dissolved in 10 ml. dr
(3.4,5«mmetho:y«2,(rdlbrumophanyl)tm!yr c C;H,N, heated 30 min. tc(> 60—)5°, and B0 added to ppty. . )
Py e e R S (Unly, B Caeelh) mepyrikdiniumcixrhirlde :u an oil;‘ misfwuase;éd.and ured, A IJ@ ?
S o { M. St (Unly. Bruo, srech). with vigorous stirring, Into & SO0 of p- L )
gomm W, 4 pso) et C.A, 56, FARIT -~ Clenvage g, iu% wi. BtOH) and NaCN (600 mg. In 3 ml. H,0) at 9" #
x“"(P‘d‘meﬁ‘ylﬂm‘“ﬂvﬁieﬂ)’“m‘“0)'ﬂ'o’i?é?-l(?‘gJ"t'n‘ﬂ* 40° to form éa gce 6?11 mh%i which, yielded 1.7 % l\\)l, '
eaqs 0 a= . 170-2° Bt . {400 mg. t by J '
oxgey+(3,4,8:trin _thoxyphenyl)h'utyric acid (11), ard not, py g ) § 0 MeCo (mzi /
al gu‘wiously reported (Joc. cib), to 3-hydroxy-4,6,8-trl- 10 mi. 16% HCL Me;,CO was cvapd., the olly a-ketone
etiosyludunsgecarboxylle acld As proof, aroxo-y-(3d,0- extd, 3 times with 20 mt, B0, washed with HiO, the B0
ulmatthy-t),ﬂ-dlhmmophanyl)hutyrlc seld (I88) was preptd, evapd. 0 vacue, the oily remainder taken up in Me,CO, 1 :0
froxo-8-(3 thoxy-2,¢ dibromopheuybvaleronitrile days. 11 pptd. as shin mother-of-peart colured Jeaves;
- (¥ N: with both react'ive hydrogeus replaced by Br, tﬁgsc dmfy'v aver P;Of m. B3, ?6. o '::,4-dlumo,'
ly reacted with o-CH( NHys and 2,4-(0:2 )CHNH- phenylhydrazone, yellu\;ll ne%déeﬁ:l.{bm. lﬂg—?"g mkx‘d1 2-hly-
xy-2,8-dihromophenyljethyljquit-
f .&-uhnethnny-!!.Mibmmuphenyl}p:optonlc acld (V) with oxaline, needles, m. ;. 32. phenylethylla
evolution of COQy: In the same wauner, 1led to 11 which, in i ml. 0N NuOH, the soln. bronght to pH 7, treated with
peutral HyDy soln., spilt off CO; aimost quant. to yleld f- 0.3 ml. 396 HiO, released in 15 m?n. an almost quant. sint,
r of COy (measured volumetrically in @ gas icroburette),
'23515 _‘g.{'ilq ileu;;tlu;, : ml.t AcOl twns s}omy nddedgm soln,og acidified and V, @,
K . ) 2hrs. 8 room temp., e excess I remove » 1 W £l \
‘with Nag'SO;, the mixt. dild. with 250 sl H:0, and the ppitd. cilc,;, :ﬁ:vé;"x(aﬁ?,'&n'{:;?(fu:\??ypz. '%3,3’522?3‘3”"“&2”&‘,“ '“‘f
° vield 805, was obiained by acid cleavag

. . (TR
ONCHNMe; (760
i
mthmyphenyl)va\emnltnle (1) with dil, [
heatlug aoamin. 10 40° with a mixt. of 10 ml. Meyl
“ by achd c@:zgr&lmmy dimethylaminophenylimino). and o few drops dil, HCI added, and 1eft to atand several : L
Hah
NHy, and oxidative decarboxylndon with HsOq led to f-(a,n - droxy-3-f-(3,4,6-trimet
) a04-5°, 11 (428 mg.) dissolved in
' 23.'l.b-tﬂmetlmxiy{xhenyl)pru onic acid (VB Egq B
- 120-1°, recrystd, from EtOH. A mixt,
cryst. V recrystd. from EtOH, m. 119-20°, yield 3.3 g. prisms, m. 136-7°, ¥

Dty Celf (30ml.) und 2.5 ml. SOCl, were added to 28 ¥ § 1 its 2 4-dinitropbetiy dragone.Jdeep ved needles, m

digsolved untl heated 3 hrs. at 70°, the cily acid chioride (_iis-f ;‘, 1-13°. T was dmﬁ’f&;‘gﬁ;ﬁz‘%ﬁlﬂg&) us ahove {0 )"ick

solved in 10ml, Cetls and ndded slowly, with const. sUrTng, V1, m. 101-2°, identical 31 m.p. and mixed m.p. with 8
£ CHNs cooled to — 15°, the whole allowed (34 ’5.(rimcﬂmx)‘phunyl)pmpit)lﬂc acid.  Stefan Berg

toan EtQ soln. vl
» to stand 20 hrs. at —~15°, filtered, HCL {gas) added tilt N
{ evolution ceased, and kept for a while.  Alter washing with
H,0, and drying over éuCl,, the praduet was reduced in
“vol. to yield, after reerystn. from MeOH, 1-cliloro-443,4,8
t trimethoxy-2 ,(Mil\mmoplwuyl )-2-hutunone (ViD), white .
R
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| prepd. v
42, 3146g) followed by b drol(ais to
fic  acl

( ’~Dimethy§aminophcn_ygixnmjﬂ-
i “'_3,?'&‘?,“

Padlok (Masaryk Unbly

90, I’YY:BU(T%‘;)S A nunibér o

PR

b

uym.nh\o]»ﬁ - OXO - (3,4.,5 - trimethouy-
od of

riley . were the method O

the -
ds. |
g 34,6~
was 1 ed
ol ern copled 10
e, 27 ¢ € 3,4, B-trimethoxy-e-

et out. Thip was jsolated and con-

i reafrangement) 10 3,4,5-tx!meth,oxy-'
miﬂnli}a:lnom svapd. to dr:{ness,

(0, HU added tifl W evo utlon’

10, drled over CaCls, and reduced 0

g crade 3.4,5-!:imethnxy-q-cmmmmmo«
. B0 o8 <OH as white needles,
g. 1, the

car

‘pourad over 18
; 0%, and eooled gave 1.7 g
'f:hnethmyphenmy!p ridinium chloride
\ s, M. 99 6-3.0° (BLOH-
78 ml. EtOH and 488
), heated 10 40-B0°, were added rapidly,
wing, to 16 8- 11 in 100 mi. BtOl. The
4 blood-red momentarily, !

) th{&ﬁ:phwphmymmm
yoroptonitrile (1D (181 ¢
prOp ded after 10 win, 11

en dil

(]

s
H-RtOH (3:2)

s " urlace, metallic sheen), m, 1845
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ntteile, red monocinic prisas {vig-

1a4-1.5% yield 80%, wus prepd.
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nd 38 TGwer N steamt Lath.

o 8
pltered

He ih{gmmopkxenylimino}~;3-uxu-43»(‘.l‘4,x’)- !
vyl lprop

from 1L, [»»ONCA'!;NE(; and N
was poured over 111 and the
The saln, fost 2t
triumth(uyplmuylg{y(’sxyiia acid § 0 ¥
, colorless needles, m. 150-1° (100, yield SN g
?(76.5”0); ‘-’-JLdi\\i'rophuuyihydmzm\t, orange  yellow
“peedles, M. 207.6° (EtOH); 2-hydrnxy-8-{3,rl,S-U'imcth-
! oxypheny‘,i)quiuoxxﬂine, yellow needles, m. 930%  (nq.-
FtOH). Similarly, from 1—dim,0-3—(3,fi,ﬁ-trimethuxyphen—f
yl)—2~prupunone, via 1-01\10:0«‘3-(3,4,B-trimelhoxyplmny -
I d.propanone (white needies, m. 76.6~7.0%), was obtained -
: a—(pndimethylmninophenylhulno)*ﬁ-vnxu ey (34,0 trimeth-
: oxy!»henyl)bm.yron'\trlle 1v), violet needles, mo 2436~
- 4.6°%. Asid hydrolysis of TV witle dil. 1{C} in Me,CO gave
,-ﬂ~(3,4,5_—l:rimetlmxyphenyl)-a-t)x()ptopiunlc acid, colorless
- neadles, W 167-8°. §3.4,5-T rimt:thoxypheriyl)pmpiou-
antide, obtained from 1—(11:110-3-(3.4,6-trimcthoxyphenyl)~‘
ﬁapanonc (11 g.) viu the Wollf rearrangementy i 100 ml.
cOH boiled 0 hrs. with 10 7
acidified with dil. 1,80, the ')‘)ld. NusSO4 sepd. the vol.
) deerensed, neutralized with K6 1, and cazefully reacidified,
yielded eryst. B—(3,4.b-trimethnxypht:nylz ropionie acid {(V),
colorlesy needles, ot e (1L0). i 4 g.)
,dii&u\ved in 100 ml. Cilles i {
§GCH sud several drops dry CyHeN, Eept
neated 3 hrs.at 65°, diazotized to the dinzoke!
treated with HCI till the N evolution cesst
z.-hturo-'&—(a,4,5—trimelhoxyphenyl)-‘-Lbutanone
tesn erystals, m. 74-4.5%, The corresponding D
chlorlde was prepd. : wanner from VI which,
by treatmest with {)—&)NC;I’MNME; and NaCN, guve ai{ p-
dimeth lmniuopheuylimhm)—ﬁ coxo-~6-(34.0-u meﬂmxg-
zhenyl{vnlcmmtme (Vi1), orange needles, 10 156-8.5°
CoHy-EtOH), yleld 81%. VII {500 1g.) hented 10 min,
on o stes bath with 150 mg. oo NHa) in 20 ni. AcOH
and a few drops H;80,, cooled, H;O added, pptd. 2- 2-
3,4.5~tt’imcthoxypheny! Jethyl} quinoxaline - 3 - carbonitrile,
m. 185-7°.

30 min. o @
15;;~d.;2§,§,-:}-

- et ———

ol In 60 ml. H,0, caoled, |

Gtefan Bergeton-
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1. Katedra Chemii Organicznej Politechniki, Lodz 1 Zaklad Syntezy

Organicznej Polskie] Akademii Nauk, Lodz.
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(Sulfenyl chlorides)
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of dialkoxyoxophosphoranesulfenyl chlorides iwht amines.
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1. Katedra Chemii Organiczne] Pol
(Amines)  (Alkoxy groups

(Sulfenyl chlorides)
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GODLEWSKA-ZWIERZAX, Krystynaj MICHALSKI, Janj STUDNIARSKI, Kazimierz

Alkyl and alkenyl pyridines. Vv, Some new asrivatives of barbituric
acid with pyridylethyl side chain. Rocz chemii 33 no.l/5:1215-1217
'59. (EEAI 9:9)

1. Katedra Chemii Organicznej Politechniki, Lodz.
(Pyridine) (Barbituric acid)  (Urea) (Alkenyl groups)
(Alkyl groups) (Sodium ethoxide)
(Pyridylethylmalonate)
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MICHALSK | /Y

I Omuo husaom ll of :uﬂfux md ulmiurn.

-
-~
;xx. lifled procedure g q-ynthn "
ﬁ%em gl chlorldu n
lﬁﬁl’% nlka, E5dL; )
; 33'i nmﬁﬁ‘mmmnry) cl C 3. 1001810 e
A simplified procedure for I dlulkox Jgg e
phoranesulfenyl chlorides; (RO (O)&iCl (I h d bed
“'A given dialkylphosphite (2 mol es) In (4Hq soln. Is treated
with 1 mole of SiClyat =5t 0. The product (wlthout bie-
ing lsolated) Is chlorinated with 1 mole of SO:Cly; keeping
! the same temp. . After removal of the wlvent nud volatna
,‘\,J products by evapn. i vacuo at room tenip., 1 ed b
distn. s vacka, 1 (R = Et), be. 61- -2 n}? 1.46 2. ‘;
z!g!d. wag obtaincd
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{ Reactions of orgaiiic disulfides with dlalkyl phosphites, .. ., .

}lalkyl ﬂ:lophospﬁﬁciﬁ"iﬁ”ﬁitEluxi derjvatives. % nevi sin- 2d “’7,
¥

' " thesls of 0,0,S-trialkyl thiophosphates, 0,0,S-trisl ] .
dllhlo?hosphntes and 0,5,-dlalkyl hydrogen phosphoro- e 4 1
thiolates. Jan Michaiski, Jan Wieczorkowskl, {“E Waslak, e v
and Bozena P Wﬂ'}iz@, Y5d7, Yoland), ~ Roesiki /
Chesiz 33, TAT-5(1950)(ln_English).—The reactions be- W J
tween acyl disulfides (1) and dialkyl phosphites (10), diatkyt W Dde
thiophesphites (mz, or thelr Na derivs. (IV) and (V), resp., ;7
have been studied (b.p./mm, uad ny¢ given for the compds, ;

telow). Il react spontaneously only with 1 to give (RO)-
S)0 ‘OI(OR). (R = Et), 78-80°/0.03, 14453, and :
S ORPSOH (R = L), 82-3°/0.03, 1.4044, In 70% yleld. . .
1V react with ¥ in CqHgat 20° as weil ay with diaryl ot dialkyl ;
dlsulfides (VI), R'SSR’, to yleld (ROLP(O)SR’ (R = Et, '
R’ = Buy 185-6°/13, 1,4587; (R = El, R’ = Ph), 115~ :
16°/0.6, 1.5248; and R’SNu. At nalogous reaction takes
place braween V and V1 gﬁvlm% 849, 0,0-dicthyl S-butyl i
5dithlophoafhm, 145%/12, 14861, An jonic mechanism is i
Esugfuted or this reaction. The reaction between IV and . s
VI in bolling CeHy led to secondary dealkylation due to ;
nucleophitic attack of an anlon contg. 8, which gave nsp. :
(" (OXOR)ONa (VII) and R'SR. are charucterized as
l)\} cycloheiylamine salts: R = Bty R! « Bu, m. 12567
© 7w BE, R’ = Fh, m, 130-1%, The yiekls of VII were
-eomg, "

" A Kreglewskt-~ r‘)(a
0 .
P A " S G5
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